Abstract. C36H3oms2Br2NiO2, Mr=863.01, orthorhombic, Pca21, a = 18-826 (5), b = 10.594(6), c = 17.402 (6) A., V= 3470 (4) A 3, Z = 4, Dx = 1.652 g cm -3, A(Mo Ka) = 0"71073 A, /.~ = 47.60 cm -1, F(000) = 1704, T= 298 K, R = 0-059 for 724 observed reflections. The Ni H atom is coordinated to two Br ions (1), 2.364 (8) A] and to the O atoms of the (Ph3AsO) groups [Ni--O = 1.94 (3), 2.00 (3) A] in a distorted tetrahedral configuration 
Experimental. Synthesis of the title compound was performed as previously reported (Oliva, CasteUano, Zukerman-Schpector & Massabni, 1984) . The data collection and refinement parameters for the title compound are summarized in Table 1 .
The structure was solved by Patterson and difference Fourier synthesis techniques. In the final cycles of blocked-matrix refinement only the heavy atoms As, Br and Ni were refined anisotropically; the phenyl rings were treated as rigid groups with individual isotropic temperature factors for the C atoms and a fixed isotropic temperature factor (B = 4.7 A 2) for the H atoms. Scattering factors for non-H atoms were taken from Cromer & Mann (1968) with corrections for anomalous dispersion from Cromer & Liberman (1970) and for H atoms from Stewart, Davidson & Simpson (1965) . Programs used were SHELX76 (Sheldrick, 1976) and ORTEP (Johnson, 1965) . 0108-2701/91/030654-02503.00
Final atomic coordinates are listed in Table 2 ,* selected interatomic distances and angles are given in Table 3 . Fig. 1 is a stereoscopic projection of the complex.
Related literature. In a previous paper (Oliva, Castellano, Zukerman-Schpector & Massabni, 1984) , the synthesis and the crystal structures of the two complexes NiBr2.4(Ph3AsO).8H20
(green) and NiBr2.4(Ph3AsO).3/2(C6HsCH3).H20 (orange) obtained from the title compound (blue) by recrystalli-* Lists of structure factors, anisotropic thermal parameters, a complete list of C-atom parameters and H-atom parameters have been deposited with the British Library Document Supply Centre as Supplementary Publication No. SUP 53493 (16 pp.). Copies may be obtained through The Technical Editor, International Union of Crystallography, 5 Abbey Square, Chester CH1 2HU, • England. (b) Enraf-Nonius CAD-4 diffractometer with graphite monochromator was used. Standard reflections showed no significant variation.
(c) The intensities were corrected for Lp and for absorption: min. and max. values 0.85-1.02 (Walker & Stuart, 1983) . Br(l) 0.4470 (3) 0-6576 (5) 0-4263 (7) 5-8 (2) Br(2) 0.4620 (3) 1.0272 (5) 0.3441 (7) 5.1 (2) Ni 0.4762 (3) 0.8070 (6) 0.3285 (7) 3.7 (2) As(l) 0.6208 (2) 0.7067 (5) 0.2423 (7) 3.7 (2) As(2) 0.3572 (2) 0.8114 (5) 0.1875 (7) 3'3 (2) O(1) 0.577 (2) 0.783 (3) 0.310 (2) 5"0 (8) 0(2) 0.430 (2) 0.756 (3) 0.230 (2) 5.7 (9) C(l 11) 0.281 (1 zation were reported. At that time it was not possible to produce single crystals of the blue complex. The present crystals were of poor diffracting quality and did not allow measurements of data with a resolution good enough to perform anisotropic refinements for all the non-H atoms and for accurate calculation of distances and angles. Nevertheless, the main aim of the present study could still be achieved, namely the unambiguous determination of the (somewhat distorted) tetrahedral coordination around the Ni ion.
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